The procedure employed was that used for synthesizing 5β-cholan-24-yl chloride, but with phosphorus tribromide in place of phosphorus trichloride. Phosphorus tribromide (0.06 ml, 0.65 mmol) in dichloromethane (10 ml) was added to 24-hydroxy-5β-cholane (22 mg, 0.65 mmol) in dichloromethane (10 ml). The mixture was kept at 283-288 K under stirring for 12 h and then made basic with sodium bicarbonate solution. The organic compound was extracted with hexane-ethyl acetate (4:1 v/v). The solvent was removed to give a yellow oil, which gradually solidified (135 mg). The compound was dissolved in hexane and chromatographed on silica gel (10 g). The first fraction gave the pure compound, m.p. 335-338 K, when the solvent was allowed to evaporate.
In the title compound (5S,8R,9R,10R,13S,14S,17R,20R)-24bromo-5-cholane, C 24 H 41 Br, the fused-chair conformation of the cyclohexane A/B ring junction is cis with a 5-H configuration.
Related literature
For the isostructural chloro analog, see: Cox et al. (2001) 
Special details
Geometry. All esds (except the esd in the dihedral angle between two l.s. planes) are estimated using the full covariance matrix. The cell esds are taken into account individually in the estimation of esds in distances, angles and torsion angles; correlations between esds in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of cell esds is used for estimating esds involving l.s. planes.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 
